Trifluoromethanesulfonic anhydride (12 mL) was added dropwise to a mixture of 4 S1
(3.00 g, 4.14 mmol) and C 5 H 5 N (dry, 6 mL) in CH 2 Cl 2 (dry, 20 mL), cooled to 0°C and then allowed to stir at room temperature for 12 h. The reaction mixture was poured into cold water. The organic phase was washed with water, and was concentrated under vacuum and subjected to silica gel chromatography (petroleum ether/dichloromethane: 1/1) to give 3 as a white powder (2.96 g, 68%). 1 H NMR (250 Figure S1 . 1 H NMR spectrum (250 MHz, chloroform-d, room temperature) of 3. Pd(PPh 3 ) 4 (22 mg, 0.0315 mmol) was added to a mixture of 3 (0.207 g, 0.21 mmol), 4-(methoxycarbonyl)phenylboronic acid (0.218 g, 1.00 mmol) and 2 M aqueous (5.00 mL) in THF (25.0 mL). The mixture was stirred at 80°C for 24 h. The solvent was removed under vacuum. The residue was diluted with CH 2 Cl 2 (50 mL).The solution S3 was washed with H 2 O (2 x 50 mL) and brine (100 mL), and dried (Na 2 SO 4 ), concentrated under vacuum, and subjected to silica gel chromatography (CH 2 Cl 2 /petroleum ether: 1/4) to give the intermediate as a white solid (113 mg, 52 %).
Synthesis of 2
The white solid (113 mg, 0.109 mmol) was dissolved in CH 2 Cl 2 /methanol (v/v= 1/1, 10.0 mL). 1 M KOH (1.00 mL) was added. And the mixture was stirred at room temperature for 5 h. The solvent was removed under vacuum. The residue was crystallized from CH 2 Cl 2 /methanol to give compound 2 (80.5 mg, 83%) as colorless 99, 150.95, 150.85, 150.61, 142.75, 139.91, 136.61, 131.75, 131.68, 129.12, 129.06, 128.95, 128.58, 128.54, 127.65, 120.15, 114.26, 114.04, 113.93, 113.90, 83.73, 56.08, 56.00, 55.65, 55.53, 33.67, 29.89, 29.50 To an oven-dried 10-mL Schlenk flask, 0.0197 g of diiodo 5 (0.0168 mmol, 1.00 equiv) and 0.031 g (0.0168 mmol, 1.03 equiv) of monomer 2 were added under argon.
And 0.000390 g CuI (5 mol%), 0.00118 Pd(0)[P(Ph) 3 ] 4 (3mol%), 1.5 mL of toluene, and 0.5 mL diisopropylamine were added and the reaction was heated to 45 ºC for 3 d.
Upon cooling, the reaction was extracted into dichloromethane. The organic layer was washed with aqueous ammonium chloride, dilute hydrochloric acid, and brine. The 
